Three long-chain unsaturated esters (1-3), a fatty acid (4), a fatty ester (5), phytone (6) and a phloroglucinol (hyperfoliatin) (7) were isolated from the light petroleum extract of the endemic species Hypericum tomentosum L. (Clusiaceae). Compound 2, 8,10,13-trimethyltetradecanoic acid (2E)-3-methylhexadec-2enyl ester, which we named tomentosate, is reported for the first time. The structures of the identified compounds were established on the basis of physical and spectroscopic analysis, and by comparison with literature data.
The genus Hypericum (Clusiaceae), which contains more than 400 species, accommodated in about 30 sections, is widely represented in the Mediterranean and the Near East areas [1] . For a long time, plants of the genus Hypericum have been used in folk medicine [2] . Antifungal, antibiotic, anti-viral and anticancer [3a-d] compounds have been isolated from this genus. Hypericum species have been previously reported to contain phloroglucinols, flavonoids, xanthones and terpenoids [4a-e] . Studies on fatty acid composition showed that Hypericum species are a rich source of omega-3 fatty acids [5a-b] . Previously, as part of our continuing study of Algerian Hypericum species, we reported the isolation of an antidepressant phloroglucinol (hyperfoliatin) from H. perfoliatum [6a-b] . We herein present the isolation of a new long-chain unsaturated ester, together with two known long-chain unsaturated esters, two fatty acids, a long chain ketone and a phloroglucinol, from the light petroleum extract of the endemic species H. tomentosum L.
Compound 1 (perfoliatin) has been previously isolated from H. perfoliatum [6a-b] . Compounds 2-4 were obtained as colorless oils. The IR spectra of 2-4 showed ester and olefin absorption bands at 1730 cm -1 and 1643 cm -1 , respectively. Their EI-MS and HR-EI-MS exhibited molecular peaks at m/z 478.4747 (C 32 The fragment ion at m/z 296 ([CH 3 (CH 2 ) 12 C(CH 3 )=CH-CH 2 OC(OH)=CH 2 ] + ) is probably due to a C(2)-C(3) bond cleavage induced by Mc Lafferty rearrangement of the ester group dehydration, followed by the fragment at m/z 278 ([(CH 2 ) 13 C(CH 3 )=CHCH 2 OC=CH 2 ] + ), and the base peak at m/z 123 ([(CH 2 ) 2 C(CH 3 )=CHCH 2 OC=CH 2 -1] + ). The 1 H and 13 C-NMR spectra (Table 1) showed similar signals for compounds 2-4, except that 3 and 4 comprised 2 and 3 further CH 2 units, respectively, as confirmed by the MS. The 1 H NMR spectra indicated the presence of six tertiary methyl groups and an olefinic double bond at δ 5.33-5.34, corresponding to the resonance of an olefinic proton signal at a double bond between C(2') and (3') signals. Touafek et al. Compounds 5-7 were identified as stearic acid, methylstearate, and (6R,10R)-6,10,14-trimethylpentadecan-2-one (phytone) by a combination of spectroscopic methods and comparisons with literature data. Compounds 2 and 4 have been previously isolated from only one plant, Bridelia balansae [7] as 6,8,11trimethyldodecanoic acid (2E)-3-methylhexadec-2-enyl ester (2) and10,12,15-trimethylhexadecanoic acid (2E)-3-methylhexadec-2enyl ester (4), while compound 3 is new; we named it "tomentosate".
Experimental
General: NMR Bruker AMX-400 instrument; EIMS and HREIMS, Micromass model Autospec (70 eV) spectrometer.; CC, Silica gel (Merck 230-400 mesh); TLC, pre-coated silica gel 60F 254 plates.
Plant material: Aerial parts of Hypericum tomentosum L were collected in May 2008 at Bekira-Constantine (eastern Algeria). The botanical determination was performed by Professor Gérard De Bélair (University Badji-Mokhtar, Annaba) and a voucher specimen (LOSTHt/05/08) has been deposited in the laboratory of therapeutic substances (LOST), University of Mentouri-Constantine, Algeria.
Extraction and isolation:
Air-dried and powdered aerial parts (2 Kg) of H. tomentosum were extracted with 70% MeOH. The residue was dissolved in water and extracted with light petroleum, dichloromethane, EtOAc and n-butanol, successively. The light petroleum extract (9.2 g) was fractionated by CC on silica gel eluted with a gradient of cyclohexane/EtOAc with increasing polarity to afford 17 fractions (F1-F17). Fraction F2 was purified by silica gel preparative TLC with cyclohexane-AcOEt (30:0.1) to give compound 1. Fraction F5 was subjected to silica gel circular centrifugation chromatography (CCC) with cyclohexane-AcOEt (30:0.2) to give 7 subfractions. Further separation of subfractions 3, 4 and 5 by silica gel preparative TLC yielded compounds 2, 3 and 4. Fraction F7 was subjected to silica gel CCC with cyclohexane-EtOAc (30:0.5). Subfractions 5 and 7 were subjected to silica gel preparative TLC with cyclohexane-AcOEt (10:0.2 and 10:0.3) respectively, leading to compounds 5 and 6. Fraction F14 was subjected to silica gel CCC eluting with CH 2 Cl 2 -MeOH (10:0.3), followed by preparative TLC, to furnish compound 7. 8,10,13-Trimethyltetradecanoic acid (2E)-3-methylhexadec-2enyl ester (tomentosate) (3) Colorless oil. IR (cm -1 ) (neat): 1728 (C=O), 1643 (C=C). 1 
